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S1.  General Experimental Methods  
All reactions were carried out under a dry nitrogen atmosphere unless otherwise stated. 
Benzoylchloride was distilled under reduced pressure prior to use. All other chemicals were 
purchased from commercial sources and were used as received. The compound 1,S1 was prepared 
according to literature procedure. Solvents were dried according to literature procedures.S2 Thin-
layer chromatography (TLC) was carried out using aluminium sheets pre-coated with silica gel 60 
F254 (Merck 5554). The plates were inspected under UV light (254 nm) and, if required, 
developed in I2 vapor. Column chromatography was carried out using silica gel 60F (Merck 9385, 
0.040–0.063 mm). Melting points were determined on a Büchi melting point apparatus and are 
uncorrected. 1H NMR (300 MHz) and 13C NMR (75 MHz) spectra were recorded on a 
Gemini-300BB instrument, using tetramethylsilane (TMS) or the residual solvent as the internal 
standard which were assigned on the basis of Nudelman.S3 Fourier transform matrix-assisted 
laser-desorption/ionisation mass spectrometry (FT–MALDI–MS) was performed on an IonSpec 
4.7 tesla Ultima Fourier Transform mass spectrometer, utilizing a 2,5-dihydroxybenzoic acid 
(DHP) matrix. Electrochemical experiments were carried out at rt in nitrogen-purged MeCN 
solution with an Autolab/PGSTAT 10 instrument interfaced to a personal computer, using cyclic 
voltammetry (CV) technique. Working and counter electrodes were made of Pt, and the reference 
electrode was Ag/AgNO3. The concentration of the examined compounds was 10−3 M and 0.10 M 
n-Bu4NPF6 was added as supporting electrolyte. Cyclic voltammograms were obtained with a 
sweep rate of 100 m V s−1. The half-wave potentials E1/2 reported were obtained from an average 
of the cathodic and anodic cyclic voltammetric peaks. Ultraviolet-visible (UV-vis) measurement 
were performed on a Shimadzu UV-1601PC instrument at 298 K. Microanalyses were performed 
by the Atlantic Microlab, Inc., Atlanta, Georgia, USA. 
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 S2.  Spectral Data 
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Figure S1. Line drawing and 1H NMR spectrum (300 MHz, CDCl3, 298K) of 4a. 
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Figure S2. Line drawing and 13C NMR spectrum (75 MHz, CDCl3, 298K) of 4a. 
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Figure S3. Mass spectrum of 4a. 
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Figure S4. Mass data of 4a. 
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Figure S5. IR data of 4a. 
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Figure S6. Elemental analysis of 4a. 
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Figure S7. Line drawing and 1H NMR spectrum (300 MHz, CDCl3, 298K) of 4b. 
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Figure S8. Line drawing and 13C NMR spectrum (75 MHz, CDCl3, 298K) of 4b. 
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Figure S9. Mass spectrum of 4b. 
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Figure S10. Mass data of 4b. 
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Figure S11. IR data of 4b. 
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Figure S12. Elemental analysis of 4b. 
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Figure S13. Line drawing and 1H NMR spectrum (300 MHz, CDCl3, 298K) of 5a. 
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Figure S14. Mass spectrum of 5a. 
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Figure S15. Mass data of 5a. 
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Figure S16. IR data of 5a. 
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Figure S17. Elemental analysis of 5a. 
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Figure S18. Line drawing and 1H NMR spectrum (300 MHz, CDCl3, 298K) of 5b. 
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Figure S19. Mass spectrum of 5b. 
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Figure S20. Mass data of 5b. 
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Figure S21. IR data of 5b. 
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Figure S22. Elemental analysis of 5b. 
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S3. Dilution Experiment of 4a and 4b  
The dilution experiments were carried out using a Bruker AVANCE III 400 MHz NMR 
spectrometer. A solution of the receptor 4a or 4b (613 and 156 mM, respectively) were diluted by 
adding known quantities of CDCl3. Two minutes after each addition was a spectrum recorded.    
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Figure S23. Partial 1H NMR spectra (400 MHz, CDCl3, 298 K) of receptor 4a at various 
concentrations (613.0−1.5 mM) 
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Figure S24. Fitted curve of the NH proton obtained from the chemical shift change as a function 
of 4a concentration. 
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Figure S25 (a) Partial 1H NMR spectra (400 MHz, CDCl3, 298 K) of receptor 4b at 
various concentrations (156.0−2.0 mM). (b) Dimerization curve obtained from the 
dilution experiment of 4b (symbols) and the calculated binding isotherm.  
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